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MeToz onpeaeneHna KpemHus rocT
Magnesium alloys. 3240.8-76

Method for determination of silicon

MKC 77.120.20
OKCTY 1709

[arta eeegerns 01.01.78

HacTtoswmin ctaHgapT ycraHaaTMBaeT POTOMETPUYECKUIA METOA OMNpeAeneHus KpeMHms (Npy MaccoBoi
none kpemHus ot 0,003 go 0.6 %).

MeT0oA 0CHOBaH Ha 06pa30BaHNM OKPaLLIEHHOT0 KOMM/IEKCHOTO COeAMHEHNS KPEMHUS ¢ MOMB4EeHOBO-
KucnbiM ammoHvem npu pH 1,35—1,50 ¢ nocnesytoLym BOCCTaHOBEHEM KOMM/IEKCa aCKOPOMHOBOM KuC-
NoTo. OKpalLeHHbIVi pacTBOP (hOTOMETPUPYHOT MpU = 680 Hm.

1. OBWWE TPEEOBAHNA
11 O6wue TpeboBaHUsA K MeToLy aHanm3a —no FOCT 3240.0.

2. ATMAPATYPA, PEAKTVBbI N PACTBOPbI

CneKkTpohoToMeTp Unmn hoTO3NEKTPOKOIOPUMETP.

pH-MeTp, CHabXXeHHbI CTEKASHHBIM 3/1EKTPOAOM.

Bpom no MOCT 4109.

Bopga 6pomHast, pacTBop, HacblleHHbI npyn 15—18 ‘C.

Kucnota cepHass no FOCT 4204 n pacTBOpbl C MOMSPHONM KoHueHTpauwueit ¢ (1/2H,S04) =
= 1monb/gM3 (1 M) n 10 mons/gm3 (10 M).

KncnoTta cepHas, pacTBOop C MONSPHON KoHueHTpauwmeit ¢ (1/2 H;S04) = 10 mons/gm3 (10 M): K
700 cm3 Bofbl [A06aBnAloT 280 cM3 CEPHOM  KWUCNOThI, OXNAXAAKT, NEPenuBardT B MepHY0 Kondy
BMECTUMOCTbIO 14M3 pa3baaTatoT BOLOIA A0 METKM 1 NepeMeLLmBatoT.

Kwvcnota cepHasi, pacTBope MOMSIPHON KOHUeHTpauuei ¢ (1/2 H,S04) = 1monb/gm3(1 M): 100cm3
10 M pacTBOpa CepHoit KUCNoThbl pa3baBnsaoT BOAOH o 1aAM3

KucnoTta 6opHas no FOCT 9656. HacblweHHbIA npu 20 "C pacTBOp; roTOBAT CeAyOLLIMM 06pa3om:
40 r 60pHON KMNCNOTbI PacTBOPAIOT B ropsyelt Boge, pa3dasnsioT npumMepHo Ao 900 cm3 oxnaxiatoT, pasbas-
NAT 40 06beMa 1aM3 1 nepeMeLLrBaroT.

AMMOHWI hTOpUCTBIN, 5 %-HbIlA pacTBop.

AMMOHMWIA MonmbaeHoBoKMCbIA No FTOCT 3765. nepekpucTanan3oBaviHbIi; rOTOBAT CedyoLwmm 06-
pa3om; 140 r MonM6AeHOBOKMCNOr0 aMMOHMSA PacTBOPSAIOT B 14M3 Bogbl. Mpn HeobxoaMmocCTy nepes, npumMe-
HEHVieM OT(UIbTPOBLIBAIOT. pH pacTBopa A0/IKHO BbITb OKOJIO 7.

Marnuin cteneHun unctotbl 99,99 % no FOCT 804. pacTBop: roToBST cnegytowmm obpasom: 10.0 r
MarHus NoMeLlatoT B CTakaH BMeCTUMOCTbI0 600 cM3, fo6aBnatoT 200 cM3 BOAb! ¥ HEBOMBLLUMMUW NOPLUAMU
140cm3 1M pacTBopa cepHoli KUCNOoThI. 10 OKOHYaHMM PacTBOPEHWSt pacTBOP KUMATAT B TeHeHME 5 MUH.

PacTBOp OXNaXAatoT, NePeHOCAT C NMPOMbIBHOV BOAON B MEPHYIO KONBGY BMECTUMOCTbIO 14M3 CTakaH
0MoMIacKMBaKT, PacTBOP pa3baBnsAtOT BOLOW 40 METKM W NepeMeLLmMBatoT.

Hatpuii yrnekucnblin 6e3sogHbiii mo FOCT 83.

M3paHne otuumansHoe Mepeneyartka BocrnpeLleHa
*
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Kannin yrnekucnblii 6e3sogHblii mo FOCT 4221.

KucnoTa BuHHaa no FOCT 5817, 30 %-Hbli1 pacTsop.

JkcukaTopsl no MFOCT 25336.

Kwncnota ackop6uHoBas, 2 %-Hblil CBEXXEMPUTOTOB/IEHHbIA PacTBOP.

KpemHusa gsyokuck no FOCT 9428, TOHKOM3Me/IbYeHHad, NpeaBapuTe/ibHO npokaneHHasa npy 1000 *C
[,0 MOCTOAHHOW MacChl M OXNaXAEHHas B 3KCMKATOpe.

CraHfapTHble pacTBOPbl KPEMHUS.

PactBop J1; rotoBAT cnegyrowmm obpasom: B nNnaTMHOBOM Turne B3sewwwmsatoT 0.2140 r ABYyOKMCU
KpPeMHUA, 106aBNAIOT 2 I CMECU PaBHbLIX KONMYeCTB 6€3BOHOI0 YIIEKUCNON0 HaTpua 1 6e3BOAHOrO0 yrie-
KMCNoro Kanms. XopoLLuo nepeMeLLnBatoT NIaTUHOBbLIM LUNaTeNieM M OCTOPOXHO pacniaBnfoT 40 NonyyYeHus
npo3payHoli Macchbl. Mnas oXnaxaatoT, PACTBOPAIOT B ropsAYeil BOAE W NepennBatoT pacTBOP B N1acTMacCoBbIi
cTakaH. Turefb MNPOMbIBAtOT BOAOW M NPOMbIBHbIE BOAbl MPUCOEAUHAIOT K OCHOBHOMY pacTBopy. 3atem
pacTBop pa36aBnAloT BOAOW npumMepHo Ao 700 M5 OXnaxpaaroT, NepesMBaloT B MEpHYt Konby BMeCTu-
MOCTbO 1aM3, pa36aBnstoT BOLOW 40 METKM U NepeMeLLmnBatoT.

1cm3 pactsopa J1 cogepxut 0,1 Mr KpeMHUS.

PactBop b: rotoBat cnegytowmm obpasom: 50 cm5 pacTtBopa A 0TOMpalOT B MepHyK Konby
BMeCTMMOCTb0 500 cM3, 40NMBaOT BOAOW A0 METKU U MepeMeLLVBatoT.

1cm3 pactsopa b cogepxut 0.01 Mr KpemHus.

[lns npuroToBneHns pacTBOPOB U 418 NPOBEAEHNS aHaM3a UCMOb3YT GUANCTUINIMPOBaHHYIO BOY.

PacTBOpbl ¥ peakTuBbl, 3a UCKNOYEHWEM OPOMHON  «Ofibl. CRefyeT XPaHWTb B MOMMATUIEHOBbIX
cocyfiax.

(M3meHeHHas pefakuuns, A3m. Ne 1).

3.11POBEAEHVE JTHAJTU3A

3.1. HaBecky cnnaBa 6epyT B 3aBMCMMOCTM OT MaccoBOI 40N KPEMHUS B COOTBETCTBMM € Tabn. .

Tabnuuya 1
M A KonnyecTso peakTnsoB ansa
acca HaBecku NINKBOTHbIE YacTut acTBOPEHMN Mpo6bi, cM1
MaccoBasi gons KpemHus. % cnnaga, I pac rBOpA. CM p p p
BpomHas nona CepHas kucnota
Or 0,003 go 0.05 1 50 16 14
Cs. 005 * 06 0,5 10 50 0

HaBecky nomeLLatoT B cTakaH BMecTMOCTbI0 400 cM3 f,06aaTaoT 6pOMHYI0 BOY, a 3aTeM He6O0/bLLK-
MW NOPUMAMMW NPU OXNaxaeHnn aobaataoT 10 M pacTBOp CEPHOI KUCNOTbI B KOIMYECTBAX, YKa3aHHbIX B
Tabn. 1 Bo Bpems pacTBOpeHus 6pOMHYH0 BOZy Haf0 MOA/MBaTb TakMM 06pa3om, 4To6bl pacTBop 6bin Beerga
OKpalleH. MpoKMnaTUB pacTBop A0 yAaneHus 6poma, ero pas6aaTatoT Bofgoi npumepHo Ao 100 cm3 u
nepenuBatoT B NIaCTMACCOBLINA CTakaH BMecTUMOCTbO 300 cm3. CTakaH, B KOTOPOM MPOBOAUM PacTBOPEHNE,
NPOMbIBAIOT BOAOIN ¥ MPOMbIBHbIE BOAbI NPUCOEAUHSAIOT K OCHOBHOMY pacTBOpy, 3aTeM fobaataioT 5 cm5
pacTBopa (TOPUCTOro aMMOHMS, NepeMeLLMBAOT NNACTMACCOBOI NanoYKoi 1 0CTaBAstOT Ha 15—20 MUH npu
60—70 'C. Mocne atoro go6aatsAoT 50 cM3 pacTBOpa 60PHOI KUCMOTbI U NEPEMELLINBAIOT.

PacTBOp OXnaXAalT [0 KOMHATHOW TemnepaTypbl, MepenuBaloT B MEPHYIO KOGy BMECTUMOCTbIO
250 cm3, 40NIMBAIOT BOAON 0 METKMN U NEPEMELLMBAtOT.

PacTBOp nepennBatoT B N/1aCTMACCOBbI/ CTakaH U 0T6MPatOT ABE a/IMKBOTHbIE YacTu, KOIMYeCTBa KOTO-
pbiX yKasaHbl B Tabn. 1 OfHy U3 afIMKBOTHbIX YacTeil NepeHoCAT B CTakaH BMeCTUMOCTbio 100 cm3 1 npu
HeobXxoaMMocTK pa3basnsatoT 4o 50 cms

K annMKBOTHOI YacTu, HaxofsLeiics B CTakaHe, 406aBAAT 5 CM3 MOIMOAEHOBOKUCIOT0 aMMOHNS 1
nepemewnBaloT, pH pactBopa npoBepaloT ¢ nomowbio pH-meTpa (3HayeHne pH [OMKHO 6GbiTb PaBHO
1,35—1,50). Mpy He06XOAMMOCTK, 3HauYeHne pH KoppeKTupytoT, fobaarss | M pacTBop CEpHOIA KUCNOTbI U3
6ropeTku. IMocne Kaxaoii 406aBKM pacTBOP MepPeMeLLMBatoT. 3aTeM JOBOAAT 06beM pacTBopa Ao 65 cM3 1 elle
pa3 nposepsaoT pH.

K COOTBETCTBYHOLLEA aNMKBOTHON YacTW, HaxoAsLeiica B MepHO konbe BMecTUMOCTbHO 100 cm3,
[06aBnsAKOT 11, pacTBOP CEPHOI KMUC/IOTbI B KONMYECTBE, YKa3aHHOM B NPeABapUTe/IbHOM OMbITe NPY KOHTPO-
ne pH. pa36asnatoT, ecnu Heobxoaumo, Ao 60 cM3 ¥ nepemeLLMBaoT, 3aTeM AobaataioT 5cm5 pactBopa
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MO/IMBEHOBOKMCNOr0 aMMOHMSA, NepemMeLLVBatoT 1 0CTaBnAaloT Ha 10 MuH. TMocne aToro fo6asnatoT 5cm’

pactsopa BWHHOWM kucnoTbl. 10 cm3 10 H. pacTBopa CepHOW KMCNOTbl U 5 CcM' pacTBopa acKopOWHOBOi

KWUCNOTbI, pa3baBnsAtoT BOLOW A0 METKU W MepemeLLBatoT.
Uepes 10 MUH M3MepsAIOT ONTUYec-

Ta6bnunuya 2

Kyl0 NAOTHOCTL pacteopa npu Jirm =
= 680 HM MOMb3YACh COOTBETCTBY LMY Macca KonunyectBo 6pomHoii Konuyectso 10 H. pacTBopa
K}OBETaMl;I nasccku. r nonel. cm! CepHOW KnucnoT, cml

MapannenbHo nNpPoBOAAT  KOHT- 1 75 5
POAbHBINA OMbIT C MCMNOMBb30BaHNEM peak- 05 50 >5
TWUBOB. KO/IMYeCTBa KOTOPbLIX YyKa3aHbl B
Tabn. 2.

(M3meHeHHas pegakums, W3m. Ne 1).

3.2. TlocTpoeHwue rpagyMpoBOYHOrO rpagmka

3.2.1. MocTpoeHmWe rpafyMpoBOYHOIO rpadka A1 HaBecKn maccoii 1r

B BOCEMb N1aCTMACCOBbIX CTaKaHOB BMECTUMOCTbIO M0 250 cM' KaxkAblii BBOAAT no 100cm' pacTeopa
CEPHOKMCNOro MarHus, coaepskatero 1r marHus, satem npunmsarot 0; 3,0: 5,0; 7,0 1 9,0 cm' pactsopa b u
1.0; 3.0 n 5,0 cm' pactsopa A, uTo cooTeetcTayeT 0; 0.03; 0,05; 0,07; 0,09; 0,10; 0,30; 0.50 Mr KpeMHU4.

Mocne aToro B KaxAblii CTakaH 406aBnsoT no 5 cm3 pacTeopa PTOPMCTOro aMMOHMS, NePeEMELLMBAtOT
nn1acTMaccoBOi Nanoykoii 1 ocTaBnsaT Ha 15—20 MuH npu 60—70 "C, 3aTem fo6aBnstoT 50 cM' pacTBopa
60pHOI KMNCNOTbI, NEpeMELLMBAOT, OXaXAAlOT O KOMHATHOW TeMrepaTypbl M NepenvBatoT pPacTBOpbl B
MepHble KONObl BMECTUMOCTLIO MO 250 cm3. CTakaHbl OMOMaCKMBAOT, MPOMbIBHbIE BOAbI MPUCOEANHAT K
OCHOBHOMY pacTBopy, Noc/e Yero pasbasnstoT 40 METKM BOZAONM, MEPEMELLVBAIOT U Aaniee aHann3 BefyT, Kak
yKasaHo B . 3.1.

3.2.2. NocTpoeHve rpagynpoBOYHOro rpadmka ana HaBeckn maccoi 0,5 r

B LwecTb N1acTMacCcoBbIX CTaKaHOB BMECTMMOCTbIO Mo 250 cM' Kaxaplii BBOAAT Mo 50 cm' pacTBopa
CEpPHOKMCNOro MarHus, cogepxauiero 0.5 r marHus, 25 cm' 10 M pactBopa cepHoi kucnothbl 1 0; 2,5; 5,0;
10.0; 25.0 n 30.0 cm' cTaHgapTHOro pactsopa A, uto cooteetcTeyet 0; 0.25; 0,50: 1.00: 2.50 1 3.00 mr
KPEMHUS.

PacTBopb! pa36aBnsAoT 4o 100 cM', BBOAAT B KaXKAblli CTakaH Mo 5 cM' pacTBopa (TOprCTOro aMMoHNS,
nepemMeLLMBatOT NIacTMAcCOBOW NMasloukol 1 ocTaBstoT Ha 15—20 MmuH npyn 60—70 "C.

3aTem fo6aa3aoT 50 cM' GOPHOIA KMCIOThI, NEPEMELLIMBAIOT, OX/TKAAIOT 0 KOMHATHOV TeMnepaTy pbl,
MepesiMBatoT PacTBOPbI B MEPHbIE KOMObI BMECTUMOCTbIO Mo 250 CM', A0NMBAKOT A0 METKM BOAO, NepemMeLly-
BAlOT U [Jasiee aHann3 BeAyT, Kak yKasaHo B . 3.1

Mo HaiiaeHHbIM 3HaYeHNsM ONTUYECKMX MNOTHOCTE PacTBOPOB CTPOSAT rPadyVpPOBOYHbIE FpatinKM.

4. OBPABOTKA PE3YJIbTATOB
4.1. MaccoByto o0 KpeMHUA (X) B MpOLeHTax BbIYUCAAOT Mo hopMyne

y\lOO,
rge T —macca KpeMHUSA, HaliileHHas no rpagynpoBoYHOMY rpadvky, r;
V —06beM MCXOAHOro pacTsopa, CM';
V, —06beM aNnnKBOTHOI YaCTW pacTBopa, CM';
/9, — macca HaBecku cnuasa, .
(N3meHeHHas pepakums, M3m. Ne 1),

X=T'V'
Yy e

Ta6bnuua 3
MaccoBas gons KPeMHUs, % A6CoNOTHOE Aonyckaemoe PAaCXOXKAEHVe, %
Or 0,003 pgo 0,009 0.0015
Cs. 0.009 * 0.02 0.0025
* 002 * 0.06 0.005
* 006 * 020 0.010
» 020 * 0.60 0,03
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4.2. ABCONOTHbIE [OMYCKaeMble PACXOXAEHWA Pe3y/bTaToB napanie/bHbIX ONpegeneHnii He JOMKHbI
NpeBbILLAaTh 3HAYEHWIA, YKa3aHHbIX B Tabn. 3

5. KOHTPO/1b TOYHOCTU U3MEPEHWIA
[N KOHTPONS TOYUHOCTY M3MEPEHUIA MaccoBold Aonn KpemHus oT 0.003 go 0,6 % mMcnonb3yrT rocyaap-
CTBEHHbIE CTaHAapTHbIe 06pasLibl MarHeBbIX CM/1aBOB, a TAKXKE OTPac/eBble CTaHAAPTHbIE 06pa3Hbl U CTaH-
[apTHble 06pa3Lbl NPeAnpUATMS MarHMeBbIX CNAABOB, BbiMyLIeHHble B COOTBETCTBUN ¢ TOCT 8.315. KOHT-
pOb TOYHOCTW M3MepeHuiA NPoBOAAT B cOOTBETCTBMM ¢ TOCT 25086.

JonyckaeTcs NPOBOAMTL KOHTPO/b TOYHOCTU M3MEPEHWIA MacCOBOM 0NN KPEMHUS METOAOM A06aBOK.
Pa3a. 5. (BBeaeH gononHUTeNbHO, M3m. Ne 1).

NH®OPMALUNOHHbBIE AAHHbIE
1 PASPABOTAH /N BHECEH MuHMCTEpCTBOM aBMaLMOHHOW NpomMbiieHHocTn CCCP
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CoseTta MuHuctpos CCCP ot 28.12.76 No 2889

3. BBAMEH T'OCT 3240-56 B yacTtu pasg. IV
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